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Worklist: 2380
LAB CASE ITEM TASK |ID DESCRIPTION ’YS ;S

P2018-1239 1 114188  AM 25 Blood Multi-Drug Screen by LC-QQQ ||| ||| II"I""""“"" " "“ ||| I” I||
P2018-1273 1 114388  AM 25 Blood Multi-Drug Screen by LC-QQQ ||| ||| |"“I"""|"|I" " | ”l ||II|| |||
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LAB CASE ITEM TASK ID DESCRIPTION
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AM# 25: Multi-Drug Screen in Blood by LC-MS/MS 1> ﬁ

Extraction Date: 05/07/18 Analyst: Sarah Pickle

Plate lot#: 0515207 Plate Expiration: 10/18/18

Mobile phase A: 10mM Amm Form Mobile phase B: 0.1% Formic Acid in MeOH
0.5M Ammonium Hydroxide Ethyl Acetate LC Methanol

Blank Blood Lot: 361331-2 Column: Phenomenex Phenyl Hexyl (4.6x50mm, 2.6um)

LCMS-QQQ ID: 59740

Pre-Analytic:

D 1. Check levels of mobile phases and needle wash refill as needed. Ensure waste is not full.

X 2. Ensure correct column is installed and begin mobile phase flow allow to equilibrate ~ 30 minutes.
X1 3. Create worklist: Data Path Name:

Analytic:

—

Remove standards, plate, controls, and samples from cold storage. Allow to reach room temperature.
Pipette 250uL blood (calibrated pipette) Pipette ID: #3 in wells of analytical (standards) plate.
Place on shaking incubator at ambient temp., 900rpm for 15 minutes. Shaker ID: 067105

Pipette 250pL. 00.5M ammonium hydroxide in wells of analytical plate.

Place on shaking incubator at ambient temp., 900rpm for 15 minutes.

Transfer 300pL of blood+base mixture to corresponding wells of SLE+ plate.

A AT S

Apply positive pressure for approx. 10-15 seconds (or until no liquid remains on top of sorbent).
(Load at 85-100 PSI- Selector to the right) Manifold ID: 067104
Wait 5 minutes.
Add 900uL ethyl acetate.

. Wait 5 minutes.

. Apply positive pressure for approx. 15 seconds. (10-15 PSI- Selector to the left).

. Add 900uL ethyl acetate.

. Wait 5 minutes.

. Apply positive pressure for approx. 15 seconds. (10-15 PSI- Selector to the left).

. Remove plate containing cluate. Place on SPE Dry and evaporate to dryness at approx. 35°C.
SPE Dry ID: 067103

. Reconstitute in 100uL 100% LC MeOH and heat seal plate with foil. Place in autosampler and run worklist.
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Post-Analytic
X 1. Open quantitation software and create a new quantitation batch.
Batch Name: 050718 MDS SP worklist 2380
Worklist path: MDS P1 050818 SP reinject, MDS P2 050818 SP reinject

2. Make necessary changes to integration limits

3. Evaluate samples, S/N of primary transition >5 and S/N of secondary transition >3 or evaluation of peak
symmetry and resolution. Within +/- 2% or 0.1 min RT of administrative control. > 1/3 the response of
administrative control.

4. Did all QCs pass for each analyte? Y /N

0J 5. Central File Packet to include: LIMS Worklist, Method Checklist, Calibration and Control Reports

COMMENTS: Samples were extracted on 5°7/18. The samples were reconstituted and reinjected on 5:8718 due to
contamination in Mobile Phase A that was resolved before reinjection.

Did not evaluate Phentermine and Maprotiline due fo low response and SN in the secondary ion.



AMH# 25: Multi-Drug Screen in Blood by LC-MS/MS ?

Extraction Date: 05/07/18 Analyst: Tamara Salazar
Plate lot#: Gxij8207 Plate Expiration: j©/i6/ 19
Mobile phase A: 10mM Amm Form Mobile phase B: 0.1% Formic Acid in MeOH
0.5M Ammonium Hydroxide Ethyl Acetate LC Methanol
Blank Blood Lot: 3(,133)-2 Column: Phenomenex Phenyl Hexyl (4.6x50mm, 2.6um)

LCMS-QQQ ID: 540

Pre-Analytic:
[@/1. Check levels of mobile phases and needle wash refill as needed. Ensure waste is not full.

E'I/_Z. Ensure correct column is installed and begin mobile phase flow allow to equilibrate ~ 30 minutes.
[@"3. Create worklist: Data Path Name:

Analytic:
1. Remove standards, plate, controls, and samples from cold storage. Allow to reach room temperature.

™ 2. Pipette 250puL blood (calibrated pipette) Pipette ID: S  in wells of analytical (standards) plate. &
[ 3. Placeon shaking incubator at ambient temp., 900rpm for 15 minutes. Shaker ID: O 7105 T
[ 4. Pipette 250pL 00.5M ammonium hydroxide in wells of analytical plate. '%-
[ 5. Place on shaking incubator at ambient temp., 900rpm for 15 minutes. 5

[T 6. Transfer 300pL of blood+base mixture to corresponding wells of SLE+ plate.

4" 7. Apply positive pressure for approx. 10-15 seconds (or until no liquid remains on top of sorbent).
(Load at 85-100 PSI- Selector to the right) Manifold ID: Ot'7104

E'I/S. Wait 5 minutes.

4 9. Add 900uL ethyl acetate.

E(IO. Wait 5 minutes.

™ 11. Apply positive pressure for approx. 15 seconds. (10-15 PSI- Selector to the left).
& 12. Add 900uL ethyl acetate.

™ 13. Wait 5 minutes.

o 14. Apply positive pressure for approx. 15 seconds. (10-15 PSI- Selector to the left).
15. Remove plate containing eluate. Place on SPE Dry and evaporate to dryness at approx. 35°C.
SPE Dry ID: Ob "TIoS
Iﬁ 16. Reconstitute in 100puL 100% LC MeOH and heat seal plate with foil. Place in autosampler and run worklist.
Post-Analytic )
[ 1. Open quantitation software and create a new quantitation batch. MDS Pl 05cBIB Sp ceingect
Batch Name: 057 (& MDD widst 2380 S Worklist path: MOS P2 0 50818 ISP remjec]

[¥ 2. Make necessary changes to integration limits

(@ 3. Evaluate samples, S/N of primary transition >5 and S/N of secondary transition >3 or evaluation of peak

symmetry and resolution. Within +/- 2% or 0.1 min RT of administrative control. > 1/3 the response of
administrative control.

4. Didall QCs pass for each analyte? Y /N
E%. Central File Packet to include: LIMS Worklist, Method Checklist, Calibration and Control Reports

COMMENTS: Sgmple-  ergnall eviuc b wil carklisl #3233, e o e absence ot
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Idaho State Police
- Forensic Services
AM #25 Blood Multi-Drug Screen by LCMS-QQQ

Analyst: Sarah Pickle and Tamara Salazar
Extraction Date: 05/07/18
Worklist Number: 2380 and 2384

Date Out
of

Service

Expiration | Datein

Reagent Lot Number Date Service

IS

Initials

ToxBox Benzo/Opiate 0515207 10/18/18
Screening Plate

Negative Blood 361331-2 12/27/17

Methanol External Control 042618 04/26/19 04/26/18
Solution

Blood External Control WS042618 04/26/19 04/26/18
Solution

0.5M Ammonium Hydroxide 032918 9/29/18 3/29/18

Formic Acid (LCMS Grade) 095180B 11/15/17

Water (LCMS Grade) 177528 03/05/18

Methanol (LCMS Grade) 177145 04/11/18

Ammonium Formate (LCMS A0287238 1/30/17
Grade)

Ammonium Hydroxide (ACS 053200 8/3/07

grade or better)

Ethyl Acetate(ACS grade or better) | 100362 6/26/17

10mM Ammonium Formate in | 030818 05/08/18
LCMS Water (Mobile Phase A)

0.1% Formic Acid in LCMS 050718 05/07/18
Methanol (Mobile Phase B)

Needle Rinse--75% LCMS 050718 05/07/18
MeOH in LCMS Water

Methanol External Control Solution (Lot: 042618)
100 ul of Img'ml stock was added to each drug to 9600 ul vf LC MeOH.

Source Lot .
Component Sonrce ) Expiration Date
P Number P

Methanol (LCMS) Fisher 177143
Oxycodone Cerilliant FE01181701 March 2022
Diazepam Cerilliant FE05201602 June 2021
Metoprolol Cerilliant FN06091510 July 2020
Meperidine Cerilliant FE01271602 June 2021
Prepared: 04/26/18

Prepared By: Tamara Salazar

Expires: 04/26/19




Conponent

Source

AM #25: Blood Multi-Drug Screen by LCMS-QQ
Blood External Control Solution (Lot: 042618) %:\5
100 ul vf methanol external control solution was added to 9900 ul of blood.

Source Lot Number

Negative Blood

Hemostat

361331-2

Methanol External Control Solution

042618

Prepared:

04/26/18

Prepared by:

Tamara Salazar

Expires:

04/26/19

0.5M Ammonium Ilvdroxide (Lot: 032918)

Component

Source

Source Lot
Number

Ammonium Hydroxide (ACS grade or better) | Fisher

053200

DI Water

Prepared:

0372918

Prepared By:

Tamara Salazar

Expires:

09/29:18

10mM Ammonium Formate in LCMS Water (Mobile Phase A) (Lot: 050818)

Component

Source

Source Lot
Number

Ammonium
Formate

Arcos Organics

A0287238

LCMS Water

FFisher

177528

Prepared:

05/08/18

Prepared By:

Tamara Salazar

Comment:

050718 lot had cocaine contamination

0.1% Formic Acid in LCMS Methanol (Mobile Phase B) (Lot: 050718)

Component

Sounrce

Source Lot
Number

Formic Acid

Fisher

095180B

MeOH (LCMS
Grade)

Fisher

177145

Prepared:

05/07/18

Sarah Pickle

Needle Rinse (75% LCMS MeOH in LCMS Water)(Lot: 050718)

Component

Source

Source Lot
Number

MeOH (LCMS
Grade)

Fisher

177145

Water (LCMS
Grade)

Fisher

177528

Prepared:

05/07/18

Prepared By:

Sarah Pickle
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